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[SUBJECT] 

The cosmetics which the appearance was 
beautiful, without the texture of the skin and 
wrinkles being noticeable, and were excellent 
also in the touch are provided. 

[SOLUTION] 

A primary particle diameter is 0.001 - 0.15 urn. 

And the diameter of a second particle is 0.6 - 
2.0 pm. 

Cosmetics which compounded the silicone 
elastomer spherical powder with the strong 
cohesion titanium oxide whose crystal form is 
an anatase. 



[CLAIMS] 
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[CLAIM 1] 

A primary particle diameter is 0.001 - 0.15 pm. 

And the diameter of a second particle is 0.6 - 
2.0 pm. 

. Cosmetics which compounded the silicone 
elastomer spherical powder with the strong 
cohesion titanium oxide whose crystal form is 
an anatase. 
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[CLAIM 2] 

A primary particle diameter is 0.001 - 0.15 pm. 

And the diameter of a second particle is 0.6 - 
2.0 pm. 

Cosmetics which compounded the silicone 
elastomer spherical powder kneading paste 
with the strong cohesion titanium oxide whose 
crystal form is an anatase. 



[CLAIM 3] 

A primary particle diameter is 0.001 - 0.15 pm. 

And the diameter of a second particle is 0.6 - 
2.0 pm. 

The silicone elastomer spherical powder was 
compounded with the strong cohesion titanium 
oxide whose crystal form is an anatase. The 
appearance color is white. 

Cosmetics characterized by the above- 
mentioned. 

[CLAIM 4] 

It is the strong cohesion titanium oxide L value 
when making a strong cohesion titanium oxide 
as a coating film is 35-50, and the range of 
whose b value is -10-0. Cosmetics of any 1 
clause of Claims 1-3. 



[CLAIM 5] 

Foundation is used after using the cosmetics of 
Claim 3 as a cosmetic foundation. 

A cosmetic method characterized by Jhe_ 
above-mentioned. 



02/06/13 



3/34 



(C) DERWENT 



JP11-158036-A 



THOMSON 

^ 

DERWENT 



[»*«6] 



[CLAIM 6] 

The cosmetics of Claim 3 and foundation are 
mixed and used at the time of use. 

A cosmetic method characterized by the 
above-mentioned. 



[DETAILED DESCRIPTION OF INVENTION] 



[0 0 0 1] 



[0001] 
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[TECHNICAL FIELD] 

This invention, a silicone elastomer spherical 
powder is compounded with the titanium oxide 
which has the white with a transparent feeling, It 
is related with the cosmetics which hide the 
texture and the wrinkles of the skin and give a 
beautiful appearance, and the cosmetic method 
of giving a beautiful appearance. 



[0002] 
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[PRIOR ART] 

The titanium oxide conventionally used for 
cosmetics, Development has been performed 
by the flow of two of the aiming at concealment 
pigment class titanium oxide (the primary 
particle diameter 0.15 - 0.3 um) as a white 
pigment, and the ultrafine particle titanium oxide 
(the primary particle diameter 0.01 - 0.05 um) 
aiming at ultraviolet rays defense. 

According to Unexamined Japanese Patent 
9-221411 gazette among these, It is shown that 
the titanium oxide (an intermediate grain size 
titanium oxide is called henceforth) which the 
primary particle diameter in the middle region of 
a pigment class titanium oxide and an ultrafine 
particle titanium oxide in the range of exceeds 
0.10 um, and 0.14 or less um has a moderate 
finishing and natural masking strength. 

When performing reproduction experiment by 
the method described by the same gazette, 
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compared with the conventional pigment class 
titanium oxide, it is excellent in the point white 
beauty which a titanium oxide has. 

However, it is limited, in order for paleness to 
generate and to use abundantly as a 
concealment material, although it is not an 
ultrafine particle titanium oxide. 

Therefore, by carrying out the coloring 
process of the intermediate grain size titanium 
oxide at yellow, blueness disappears and a 
titanium oxide can form a natural skin color. 



[0003] 

On the other hand, as proposed in Unexamined 
Japanese Patent 9-71509 gazette, It is known 
that it is effective in hiding a frost effect and 
wrinkles in the cosmetics which compounded 
the silicone elastomer spherical powder. 

This is the effect of obscuring and showing 
the fine unevenness of the skin optically. 

However, there is no effect until it hides the 
trouble of the skins, such as spots, only at a 
silicone elastomer spherical powder. For the 
reason, the silicone elastomer spherical powder 
in general and the pigment with masking 
strength are used together. 



[0 0 0 4] 
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[PROBLEM ADDRESSED] 

When the optical property of the pigment for 
concealment exceeds the effect of a silicone 
elastomer spherical powder, there is a problem 
on which texture and wrinkles are noticeable. 

In order to pull out the effect of a silicone 
elastomer spherical powder, the pigment for 
concealment suitable for it needed to be 
developed. 

On the other hand, in the case where the 
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conventional titanium oxide is used as a 
pigment for concealment, texture and wrinkles 
were noticeable. 

With some problems, that is, paleness 
generates 

It could not be said that an optical property 
was suitable. 
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[SOLUTION OF THE INVENTION] 

The present inventors examined earnestly that 
these problems should be solved. 
As a result, the anatase type titanium dioxide 
which set the primary particle diameter to 0.001 
- 0.15 pm and set the diameter of a second 
particle to 0.6 - 2.0 pm, even when it did not 
perform in particular the coloring, it discovered 
giving natural and moderate white and having 
ultraviolet rays defense ability. 

And, cosmetics which compounded both this 
titanium oxide and the silicone elastomer 
spherical powder, Neither texture, nor wrinkles 
is highlighted and a beautiful coating color is 
shown. The above was discovered and this 
invention was completed. 

Furthermore, when white cosmetics were 
produced, without adding a coloring agent 
except white, it discovered obtaining a finishing 
beautiful as a make-up foundation material or a 
material of a correction. 

That is, this invention is in the cosmetics 
which compounded the silicone elastomer 
spherical powder with the strong cohesion 
titanium oxide whose crystal form is an anatase 
and a primary particle diameter is 0.001 - 0.15 
pm and the diameter of a second particle is 0.6 - 
2.0 pm. 
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[Embodiment] 

The strong cohesion titanium oxide used with 
this invention, a primary particle diameter is 
0.001 - 0.15 pm and the diameter of a second 
particle is 0.6 - 2.0 pm. 

It is the strong cohesion titanium oxide whose 
crystal form is an anatase. 

This strong cohesion titanium oxide says that 
in which pulverization is not easily carried out to 
a primary particle, but most remains to which as 
a second particle even when it performs a 
mechanical dispersion on the conditions used 
industrially usually. 

Since the scattering power of a light is 
decided according to the condition of dispersed 
by the medium, that is, a second particle 
diameter. When the diameter of a second 
particle is an above range, a transparent feeling 
will be generated to a visible light. And in order 
not to preferably scatter a blue glow like 
ultrafine particle titanium oxide, the natural color 
tone without the feeling of blueness is given. 

Furthermore, a strong cohesion but a specific 
surface area are large depending on a primary 
particle diameter. Therefore, it compares with 
the case where the diameter of a second 
particle is of the same grade and where a 
primary particle diameter is large, and the 
absorbing power of ultraviolet rays becomes 
higher considerably. 

[0007] 

A primary particle diameter is the object for 
which it calculated with the following method, in 
this invention. 

First, after an Ishikawa -type stir crushing 
machine (made by K.K. Ishikawa factory) grinds 
0.5g of powders for 10 minutes, a transmission 
electron microscope photograph is 
photographed. 

From the photograph, a primary particle 
diameter is measured by ParticleAnalyzer 
(made by Carl Zeiss K.K.). 

It makes_as a primary particle diameter with 
the calculated weight mean diameter. 

Next, it is about the diameter of a second 
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particle. 

However, this disperses a powder to water. 

It is shown with the median size at the time of 
measuring by laser diffraction / scattering -type 
particle size distribution equipment LA-910 
made by Horiba, Ltd. 

In order to disperse a powder to water here, 
hexa metaphosphoric acid sodium is dissolved 
to an ion exchange water, and it makes as 1.0% 
of aqueous solution. 

This aqueous solution 17.0g and powder 
17.0g are added to a glass-made mayonnaise 
bottle with a capacity of 140 cc with 0.5 mm 
zirconium bead 40g. It measures, after 
performing 5 minutes of paint shaker 
dispersion. 

In addition, when calculating for the diameter 
of a second particle of a pigment titanium oxide 
or an ultrafine particle titanium oxide by this 
method, it is not restricted as becoming the 
same value as a primary particle diameter. The 
value of a floe may be obtained. 

2-3 primary particle diameters are only 
aggregating at most. 

It becomes less than 0.5 pm. 



[0008] 

A particle diameter is specified by the above 
method. 

However, the strong cohesion titanium oxide 
used with this invention, A primary particle 
diameter is 0.001 - 0.15 pm. Preferably, it is 
0.01 -0.1 pm. 

And the diameter of a second particle is 0.6 - 
2.0 pm. 

The above-mentioned characterizes it. 

When a primary particle diameter exceeds 
the above-mentioned range, a strong cohesion 
titanium oxide will not be obtained and an 
ultraviolet absorptivity will reduce. 
If a primary particle diameter is less than 0.001 
pm, the crystallinity of a titanium oxide becomes 
bad. 

A titanium oxide inherent physical property is 
impaired. 

Moreover, if the diameter of a second particle 
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9, ^tW^iHStit^-^xo^ir is less than 0.6 pm, it comes to have 
5i8fi&i§Wi4<!: g^&JS.-^ concealment property equivalent to a pigment 

titanium oxide. The moderate transparency and 
the natural feel which a strong cohesion 
titanium oxide has are not obtained. 

Furthermore, that to which the diameter of a 
second particle exceeds 2.0 pm is not obtained 
substantially. Moreover it becomes easy to 
break and it is hard to become a strong 
cohesion. 
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[0009] 

Although the above is the thing, in general, 
explained the characteristic of the strong 
cohesion titanium oxide used with this invention 
The index with which this characteristic is 
shown more specifically and easily is described. 
That is, the strong cohesion titanium oxide used 
with this invention produces a titanium oxide - 
containing coating film with the following 
method. 

When measuring with a color-difference 
meter, L value is 35-50 and b value is -10-0. 
The above-mentioned characterizes it. 



[0 0 10] 
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[Titanium oxide -containing coating film 
preparation and a painting color measuring 
method] 

1. Ink-ized adjustment method 
<Mill base> 

- Mayonnaise bottle glass-made 140 cc use - 
Titanium oxide sample 1 0.Og 

Bekkozol J-524-IM-60 (*) 12.0g 



Solvent (4/1= xylole / n-butanol) 
0. 5 mm zirconium bead 60.0g 



Paint shaker 
<Stabilization> 
Mill base 
Bekkozol J- 
Paint shaker 
<Ret down> 
Stabilization 
2.3g 



10 minute dispersion 
34.0g 

524-IM-60 

5 minute dispersion 



12.0g 



12.0g 



goods 
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lO^W^ft Bekkozol J-524-IM-60 16.9g 

<SS{k) 20% NC clear lacquer 23.2g 

^ /U ^ _ ^ DBP (phthalic acid di- n-butyl) 

34 Oe 119 

' Acetic acid cellosolve 0.8g 

■r^yziy >\> j 5 2 4 p ajnt S h a k er 5 minute dispersion 

— I M - 6 0 1 (*) The Dainippon Ink & Chemicals alkyd 
2 . 0 g varnish 

^yhi'i-A- (") 20% NC Clear lacquer 

5##ffc 1/2RSNC (75% I.RA.wet) 26.7 weight% 

< \s y h ¥ <7 >) Xylole 1 2.2 weight% 

& ■=> jl, a n-butanol 9.8weight% 

_ , °° Ethyl acetate 25.6weight% 

z • g Butyl acetate 6.5 weight% 

^ y 3 J - 5 2 4 M!BK 19 2 W eight% 

— I M — 6 0 1 «paint constant» 

6 . 9 g Alkyd/NC/DBP=9, 4/1 

2 0% NC^!l77y* P/B=3 PHR 

— 2 
3. 2 g 

DBP 

y^/u) 1 . 

1 g 

S 8 t c y /i' y 

0. 8 g 

5##tt 

(*) ^BWy^kfi 

1^7/^ K!7 = * 

(**) 2 0% NC ? 
!)77?*- 

1/2RSNC (7 
5% I . P. A. we t) 2 
6. 7fi4% 

5: i/ u — /V 
12. 2 fiS% 
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9. 8gft% 
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[0011] 

2. Coating film preparation and painting color 
measuring method After coating to morest chart 
paper by the applicator (after drying film 
thickness 8 um), About the coating film dried 
naturally and obtained, the colorimetry of the 
color on a black material is carried out with a 
color-difference meter (SM color computer SM- 
5 type made from SUGATEST). 



[0012] 

When compared with the other material by this 
method Generally, in the case of a pigment 
titanium oxide, since masking strength is large, 
and it has a high whiteness, L value exceeds 
50. In the case of an ultrafine particle titanium 
oxide, b value becomes less than -10 by 
scattering of a blue glow. 



[0013] 

The strong cohesion titanium oxide used with 
this invention, For the objective which inhibits 
the solid catalytic activity and a photocatalytic 
activity, the -containing hydroxide and/or the 
oxide of an at least one kind which were chosen 
out of the group which consists of Al, Si, Zr, Ti, 
and Zn may be coated by the particle surface. 
Simultaneously with these processes, or 
independently, the organic substance of an at 
least one kind chosen out of the group which 
consists of silicone compound, silane, metal 
soap, fluorine compound, water-soluble high 
molecular compound, and N-acylation lysine, a 
polyol, an acrylic resin, a methacryl resin, a 
styrene resin, a.urethane resin, etc. may be 
coated. 

These surface treatments can perform 
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suitably improvement of a wettability, skin- 
resistant oiliness providing, and dispersible 
improvement. 

Among these, Silicone compounds, such as 
a methyl hydrogen polysiloxane, a trimethyl 
siloxy silicic acid, and fluoro alkyl * 
polyoxyalkylene covariance silicone, Silanes, 
such as an octyl triethoxysilane Metal soaps, 
such as a zinc stearate, Fluorine compounds, 
such as a perfluoro alkyl phosphoric acid 
diethanolamine salt, Teflon, and a perfluoro 
alkyl silane, N-acylation lysines, such as water- 
soluble high molecular compounds, such as 
deoxyribonucleic acid and hyaluronic acid, and 
N-lauroyl lysine The thing was processed by the 
above is especially preferable in order that the 
characteristic may appear in the above 
characteristics at the time of combination at 
cosmetics. 



[0014] 

As the manufacturing method of the strong 
cohesion titanium oxide used with this 
invention, for example, the method of the 
following 2-steps can be used. 

(1) The process which carries out heating 
hydrolysing of the sulfuric acid titanyl aqueous 
solution in the presence of a nucleus 

(2) The process which bakes a hydrolysing 
product at 600 - 900 degrees-Celsius 
temperature 

The sulfuric acid titanyl used as a starting 
material, Usually, an ilmenite ore can be made 
to be able to react with a sulfuric acid, and can 
be produced. 

This is called digestion in titanium oxide 
industry. 

However, it may not restrict to an ilmenite ore, 
for example, the digestion of the hydration 
titanium oxide may be carried out. 
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After diluting this product with water and 
removing impurities depending on necessity, it 
hydrolyses by heating. 

In this case, a hydrolysis reaction is 
accelerated. 

And for the objective which adjusts a particle 
size and a crystallinity, the nucleus which is the 
fine crystal of a titanium oxide is added. 
In this way the obtained hydrolysing product is 
filtered. 

After washing depending on necessity, it 
bakes at 600 - 900 degrees-Celsius. 

When a burning temperature is lower than 
this range, although a primary particle diameter 
becomes small, it will not make strong 
aggregation. Conversely when high, a primary 
particle diameter will become too large, and the 
titanium oxide of this invention will not be 
obtained. 

After this, after performing grinding and a 
particle size regulation depending on necessity, 
a -containing hydroxide and/or oxides, such as 
Al, Si, Zr, Ti, and Zn, may be coated by the 
conventional method. 

[0015] 

It is considered that that the titanium oxide used 
with this invention is a strong cohesion mainly 
originates in an above-mentioned 
manufacturing method. 

The detail of the mechanism used as a strong 
cohesion is not necessarily clear. 

However, there is the condition that surface 
energy becomes large very in the step of crystal 
growth in hydrolysing or a baking process. 

Particles are considered to aggregate 
strongly in that case. 



[0016] 

The silicone elastomer spherical powder used 
with this invention is a three-dimensional cross- 
linking type silicone powder. 

The aggregate of the powder with the 
spherical primary particle form is pointed out. 

Specifically, Toray * Dow Corning * silicone 
company's training fill E-505C, the training fill 
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E-506, and E-507 etc. of training fili correspond. 

However, the training fill E-507 by which 
countermeasures, such as being stinking etc., 
are taken is the most preferable. 

In addition, as for the primary particle of these 
powder, most corresponds to the range of 0.1 - 
20 pm as a primary particle diameter. 



[0 0 17] 

w/iitea, tt^jtog, 



[0 0 18] 

^tTt>tifc^>y n-yxy^ h 
^-^©friSiB^-^ hit 

BiR-e # 6 Sb* * s *> 5 

^yu^-nTjf y^i 



[0017] 

The silicone elastomer spherical powder used 
with this invention, Surface treatments, such as 
a conventionally well-known surface treatment, 
for example, silicone process, a silicone resin 
process, a silanizing, an inorganic oxide 
process, a resin treatment, a sticky agent 
process, a fluorine compound process, and a 
Mechanochemical process, may be performed 
or not. 



[0018] 

As for the silicone elastomer spherical powder 
used with this invention, using as a silicone 
elastomer spherical powder kneading paste 
with which the mixing process or the wet 
grinding process was performed beforehand 
improves the touch of cosmetics. 

It is preferable since it is effective in the ability 
of texture or wrinkles to be hidden and can form 
a more uniform coating film. 

For example, changing a silicone elastomer 
spherical powder in the shape of a paste 
beforehand with a volatile oil substance and/or 
a non volatile oil substance using a kneading 
apparatus or a wet grinding apparatus is 
mentioned. 

As an example of an volatile oil substance, 
cyclic silicone, low molecular linear silicone, a 
light flow isoparaffin, a next generation freon, a 
perfluoro polyether, alcohols, light petroleum, a 
terpenes, etc. are mentioned! 

Moreover, what is sufficient is just to have the 
form of a liquid, solid form, and a paste, and to 
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be a conventionally well-known raw material in 
normal temperature, as an example of a non 
volatile oil substance. 

However, for example, silicone oil, ester oil, 
polar oil, fats and oils, fluorine system oil, etc. 
are mentioned. 

Moreover, the object dissolved and used for 
the other oil substance can also be used like a 
trimethyl siloxy silicic acid. 

Among these, it is preferable since a silicone 
oil and ester oil, such as cyclic silicone, a 
dimethyl polysiloxane, a polyether modified 
silicone, perfluoro alky! * polyoxyalkylene 
covariance silicone and a silicone resin, are 
excellent in the affinity with a silicone elastomer 
spherical powder in particular. 

Moreover, when combining with silicone oil, a 
high transparency paste is obtained more. 



[0019] 

When changing a silicone elastomer spherical 
powder in the shape of a paste using a 
kneading apparatus or a wet grinding 
apparatus, it is preferable to use wet medium 
grinding apparatuses, such as a roll mill, an 
extruder (continuous system extrusion kneading 
apparatus), a beads mill, a sand mill, and a 
Micros (made by Nara Machinery Co., Ltd.). 

However, when using volatile solvent and un- 
liquid oil, the extruder of a multi-axis -type is the 
most preferable. In the case where non-volatile 
oil is used, from a grinding power, roll mill is 
preferable. 
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As the silicone elastomer spherical powder 
used with this invention, and a blend ratio 
(weight ratio) of an above oil substance, it is 
preferable that it is the range of 3:97-80:20. 

That in which it is 25:75-60:40 is especially 
preferable. 

The effect of an elastomer is not obtained if 
the blend ratio of a silicone elastomer spherical 
powder is less than 3 weight%. Moreover when 
exceeding 80 weight%, there is a problem that 
the effect of kneading is hard to be obtained. 
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[0021] 

As the ratio which compounds a silicone 
elastomer spherical powder with the cosmetics 
of this invention with a strong cohesion titanium 
oxide, it is prefarable that it is in the range of 
0.5-50 weight% of strong cohesion titanium 
oxides and a silicone elastomer spherical 
powder are 0.3-70weight% to a cosmetics total 
amount. 

More preferably, range of strong cohesion 
titanium oxide is 1-30 weight% and silicone 
elastomer spherical powder is 1-30weight%. 
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[0022] 

At the cosmetics of this invention, except the 
strong cohesion titanium oxide of an above, 
usually components, such as the powder (a 
pigment, a pigment, resin) used for cosmetics, 
an oil substance, a fluorine compound, a resin, 
a surfactant, an ultraviolet-protective_agent, an 
antioxidant, a sticky agent, antiseptic, a 
fragrance, a moisturizer, a biological active 
component, salts, solvent, a chelating agent, a 
neutralizing agent, and pH regulator, can be 
compounded simultaneously. 
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As a powder, they are the red of number 104, 
the red of number 201, the yellow of number 4, 
the blue of number 1, and etc. of the black 
pigment of number 401 , for example. 

Lake pigments, such as yellow Al lake of 
number 4, and yellow Ba lake of number 203, 
Polymer, such as nylon powder, silk powder, 
urethane powder, Teflon powder, silicone 
powder, cellulose powder, chitin, chitosan, and 
the calcium alginate, Colored pigments, such as 
a yellow iron oxide, a red iron oxide, a black iron 
oxide, a chrome oxide, carbon black, 
ultramarine blue, and a cyan, White pigments, 
such as a titanium oxide and a cerium oxide, 
Extender pigments, such as a talc, a mica, 
sericite, and kaolin, Pearl pigments, such as 
mica titanium, Metallic salts, such as barium 
sulfate, a calcium carbonate, a magnesium 
carbonate, an aluminum silicate, and a 
magnesium silicate, Inorganic powders, such as 
a silica and an alumina, A microparticle titanium 
oxide, a microparticle zinc oxide, a particle iron 
oxide, an alumina process microparticle 
titanium oxide, a silica process microparticle 
titanium oxide, a bentonite, smectite, etc. are 
mentioned. 

There is in particular no limitation in the form 
and the size of these powders. 

It is preferable to combine and use among 
this a strong cohesion titanium oxide and 
inorganic type ultraviolet rays defense 
components, such as a microparticle titanium 
oxide and a microparticle zinc oxide, when 
improving an ultraviolet rays defense effect. 



[0024] 

Moreover, as for the powder of an above, 
conventionally well-known various kinds of 
surface treatments, for example, silicone 
process, a silanizing, a fluorine compound 
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process, an oil substance process, a metal 
soap process, a wax process, N-acylation lysine 
process, a water-soluble high molecular 
compound process, a resin treatment, the 
metallic oxide process, the plasma processing, 
the Mechanochemical process, the sticky agent 
process, etc. may be performed. 



[0025] 

As the example of an oil substance, Higher 
alcohols, such as a cetyl alcohol, an iso stearyl 
alcohol, lauryl alcohol, a hexadecyl alcohol, and 
an octyl dodecanol, Fatty acids, such as an iso 
stearic acid, a undecylenic acid, and an oleic 
acid, Polyalcohols, such as glycerol, sorbitol, an 
ethylene glycol, a propylene glycol, and 
polyethyleneglycol, Ester, such as myristic acid 
myristyl, a hexyl laurate, an oleic acid decyl, an 
isopropyl myristirate, a dimethyl octanoic acid 
hexyl decyl, the glyceryl monostearate, diethyl 
phthalate, a monostearin acid ethylene glycol, 
and an oxy stearic acid octyl Hydrocarbons, 
such as a liquid paraffin, vaseline, and 
squalane, waxes, such as lanolin, reduction 
lanolin, and carnauba wax, Fats and oils, such 
as mink oil, cacao butter, coconut oil, palm 
kernel oil, camellia oil, the sesame oil, a castor 
oil, and olive oil, An ethylene *(alpha)- olefin * 
cooligomer etc. is mentioned. 



[0026] 

As an example of the oil substance of another 
form Moreover, for example, a dimethyl 
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polysiloxane, A methyl hydrogen polysiloxane, 
a methylphenyl polysiloxane, polyether 
modification organo-polysiloxane, fluoro alkyl * 
polyoxyalkylene covariance organo- 
polysiloxane, Alkyl modification organo- 
polysiloxane, terminal modification organo- 
polysiloxane, Fluorine modification organo- 
polysiloxane, an Amodimethicone, amino 
modification organo-polysiloxane, Silicone gel, 
acryl silicone, a trimethyl siloxy silicic acid, 
silicone RTV rubber, the silicone compound of 
above etc., Fluorine compounds, such as a 
perfluoro polyether, a fluoride pitch, a 
fluorocarbon, a fluoro alcohol, and a fluorinated 
silicone resin, are mentioned. 



[0 0 2 7] [0027] 
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[0028] 

As solvent, a purified water, an ethanol, a light 
flow isoparaffin, a lower alcohol, ether, LPG, a 
fluorocarbon, N-methyl pyrrolidone, a fluoro 
alcohol, a perfluoro polyether, a 
chlorofluorocarbon-replacing material, volatile 
silicone, etc. are mentioned. 



[0029] 

Moreover, as an example of the ultraviolet 
absorber which is an ultraviolet- 
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protective_agent of an organic type, For 
example, a para methoxy cinnamic acid 2- 
ethylhexyl, a para dimethylaminobenzoic acid 
2-ethylhexyl, 2-hydroxy- 4- methoxy 
benzophenone, a 2-hydroxy- 4- methoxy 
benzophenone- 5- sulfuric acid, 2,2'- dihydroxy- 
4- methoxy benzophenone, p- methoxy hydro 
cinnamic acid diethanolamine salt, A p 
aminobenzoic acid (abbreviated to PABA 
henceforth), a salicylic acid homomenthyl, A 
methyl- 0- amino benzoate, a 2-ethyl hexyl- 2- 
cyano- 3,3- diphenyl acrylate, Octyl dimethyl 
PABA, a methoxy cinnamic acid octyl, a salicylic 
acid octyl, a 2-phenyl- benz imidazole- 5- 
sulfuric acid, a salicylic acid triethanolamine, 3- 
(4- methyl benzylidene) camphor, 2,4- 
dihydroxy benzo fenine, 2,2\4,4'-tetra hydroxy 
benzophenone, 2,2'- dihydroxy- 4,4'- dimethoxy 
benzophenone, 2-hydroxy- 4-N-octoxy 
benzophenone, 4- isopropyl dibenzoylmethane, 
butyl methoxy dibenzoylmethane, 4-(3,4- 
dimethoxy phenyl methylene) -2,5- dioxo- 1- 
imidazolidine propionic acid 2-ethylhexyl, these 
polymeric derivatives etc. are mentioned. 

When also using these ultraviolet absorbers 
together with strong cohesion titanium oxide or 
an inorganic type ultraviolet rays defense 
component, they are also effective for improving 
ultraviolet rays defense ability of a product. 
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[0030] 

Moreover, in the cosmetics of this invention, in 
order for using an antioxidant together to 
prevent a change of the other combination 
component by photocatalytic activities, such as 
zinc oxide powder, it is preferable. As the 
example of an antioxidant, for example, 
tocopherols, SOD, phenols, a terpenes, butyl 
hydroxytoluene, vitamin C, vitamin E, catechin, 
a glucose, hyaluronic acid, (beta)- carotene, 
tetrahydro curcumine, a tea extract, a sesame 
extract, anthocyan, glycoside, Conventionally 
well-known substances, such as antioxidants, 
such as the plant type of above etc., can be 
used. 



[0031] 

As cosmetics of this invention, they are makeup 
cosmetics, such as foundation, a white powder, 
an eye-shadow, an eye-liner, a cheek, a lipstick, 
and a nail color. Basic cosmetics, such as a 
milky lotion, cream, a lotion, a calamine lotion, a 
sunscreen, a make-up foundation material, the 
material of a correction, a suntan agent, an after 
shave lotion, a pre shave lotion, the material of 
a pack, the material of cleansing cream, a face 
washing material, and acne countermeasure 
cosmetics, the hair coloring, body powder, a 
deodorant, soap, a body shampoo, a bath 
preparation, a perfume, etc. are mentioned. 



[0032] 

As a dosage form of the cosmetics of this 
Invention r~ conventionally well-known dosage 
forms, such as the form of the form of a bilayer, 
a water-in-oil emulsion, an oil in water emulsion, 
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gel-like, spray, and a mousse, oil-based, and a 
solid, can be used. 

In particular as foundation application, the 
solid, solid emulsion, gel-like, water-in-oil 
emulsion, oil in water emulsion, oil-based, 
mousse, etc. are preferable. 
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[0033] 

As the cosmetics of this invention, It is suitable 
when makeup cosmetics, such as the 
cosmetics with the white appearance, in 
particular foundation, and a make-up foundation 
material and the material of a correction 
demonstrate the effect, without using coloring 
material except white. 

White cosmetics etc. corrects a skin color, when 
using as a make-up foundation material 
generally. 

It is effective in showing foundation brightly. 

However, the white cosmetics by the 
combination of the strong cohesion titanium 
oxide used with this invention and a silicone 
elastomer spherical powder can strengthen the 
effect more, when using as a make-up 
foundation material. 

Moreover, when the white cosmetics by the 
combination of this invention were mixed with 
the other foundation and used, except for the 
ability of the color of foundation to be combined 
in a user's skin color, Foundation itself apply 
can be improved and the effect which improves 
cosmetic durability can be provided. 



[0034] 

That is, as the suitable cosmetic method of this 
invention, the method to perform makeup 
action, such as foundation, an eye-shadow, a 
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cheek, a filter color, a rouge, and a white 
powder, after using the white cosmetics of this 
invention as a make-up foundation material, 
And the method of combining and using for the 
color of one's own skin by mixing the white 
cosmetics and the foundation of this invention 
at the time of use is mentioned. 
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[Example] 

Hereafter, a manufacture example and an 
Example specifically explain this invention. 

In addition, the evaluation method of a 
manufacture example used the above- 
mentioned method. 

Moreover, evaluation of cosmetics was 
performed according to the following method 
and the reference standard. 

[0036] 



t\l SrOjSiU ^^£1+4 



[Organic functions characteristics 
evaluation] 

The organic functions characteristics of a 
Prototype (cosmetics) were evaluated using 20 
special panelists. 

As an evaluation item, it performed by three 
items "whether texture and wrinkles are not 
noticeable", " whether it to be natural 
appearance and felt that it is beautiful", and 
"excellent in the touch". 

It make "texture and wrinkles are not 
noticeable", " feel that it is natural appearance 
and beautiful", and "to be excellent in the touch" 
into +5 points. It make "texture and wrinkles are 
noticeable", "to dirtily attach", and "the touch to 
be bad" into 0 point. 

A total of four steps evaluated between them. 
It made as the evaluation result in the total of all 
the members' mark. 

Therefore, it is shown that evaluation is 
higher as mark is higher. 
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[0037] 

Manufacture example 1 (strong cohesion 
titanium oxide) After adding the nucleus 
obtained by neutralizing titanium tetrachloride 
by caustic soda in the sulfuric acid titanyl 
aqueous solution (200 g/l as a Ti02) obtained 
by the digestion of an ilmenite ore, it carries out 
heating hydrolysing for 3 hours by 110 degrees- 
Celsius. 

The water-based suspension containing a 
hydration titanium oxide was obtained. 

This water-based suspension was filtered and 
it washed sufficiently. 

The titanium oxide was obtained by baking 
the obtained washing cake for 3 hours at 700 
degrees-Celsius. 

(Surface treatment) By making the titanium 
oxide of an above into the water-based slurry of 
200 g/l, and adding aluminium sulfate and 
sodium hydroxide, hydration aluminium oxide 
was coated on the titanium oxide surface. 

In addition, the amount of surface treatments 
was made into 5.0 weight% to Ti02 by AI203 
conversion. 

Slurry is filtered and washed after this and the 
whole day and night drying of the obtained 
washing cake is carried out by 120 degrees- 
Celsius. It ground and the strong cohesion 
titanium oxide of the anatase type of this 
invention was obtained. 



[0038] 

The result evaluated about the strong cohesion 
titanium oxide of a manufacture example 1, the 
commercially available ultrafine particle titanium 
oxide (rutile type) (sample A), the pigment class 
titanium oxide (anatase type) (sample B), the 
pigment class titanium oxide (rutile type) 
(sample C), and the intermediate grain size 
titanium oxide (rutile type) (sample D) is shown 
in Table 1. 

J n .addition, the_ crystal fprni of_each_sampleJs 
measured using a powder X ray diffractometry. 
As a transmittance, it coats to a cellulose 
triacetate film, after paint-izing each sample by 
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the above-mentioned method. The 
transmittance of 300 nm was measured with the 
spectrophotometer (Shimadzu Corp. UV-2200 
A type, with an integrating sphere). 

Moreover, sample D synthesized and used 
that whose specific surface area is 1 2.7 m2/g. 
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[Table 1] 



K ft 


(urn) 


(Mm) 


m ft 


(%) 


L 


a 


b 


msmi 


0.047 


0.87 


41.9 


-1.2 


-7.5 


27.0 




0.035 


0. 12 


34.2 


-0.7 


-14.9 


3.8 




0. 15 


0.47 


50.6 


-1.9 


-6.8 


33.6 




0. 25 


0.48 


54.3 


-1.8 


-3.8 


40.1 




0. 12 


0. 55 


51.5 


-2,2 


-9.0 


21.0 



First row (left to right): A sample, a primary particle diameter (pm), the diameter 
of a second particle (pm), painting color, the transmission percentage (%) 
First column (top to bottom): Manufacture example 1, Sample A, Sample B, 
Sample C, Sample D 
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[0040] 

From Table 1, the strong cohesion titanium 
oxide used with this invention has low L value of 
a coating film compared with the existing 
pigment class titanium oxide (sample B, sample 
C). That is, it turns out that masking strength is 
low and ultraviolet rays shield ability is high. 

Moreover, compared with an ultrafine particle 
titanium oxide (sample A), b value of a coating 
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film is high, that is, it turns out that blueness is 
few. 

Furthermore, even when it compares with an 
intermediate grain size titanium oxide (sample 
D), it turns out that masking strength is low and 
blueness is few. 



[0041] 

Example 1 (white oil-based cosmetics) 
According to prescription of Table 2, white oil- 
based cosmetics were produced using the 
strong cohesion titanium oxide and the silicone 
elastomer spherical powder (Toray * Dow 
Corning * silicone company training fill E-507) of 
a manufacture example 1 . 
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[Table 2] 



& ft 






8. 0 




16.0 




2. 0 




47. 0 




19. 0 


zttfMRVSsU*^ (6 c s) 


4. 0 




3. 0 




1. 0 



Component Weight % 

Strong cohesion titanium oxide 

A silicone elastomer spherical powder 

-Silicone process sericite 

Cyclic silicone pentamer 
Methylphenyl polysiloxane 
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Dimethyl polysiloxane (6cs) 

Organic type ultraviolet absorber (parasol MCX) 

Squalane 
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[0043] 

After carrying out rough mixing of each 
component of Table 2, 10 minute mixing 
grinding was performed by 1300 rpm using 
Micors (made by Nara Machinery Co., Ltd.). 

Furthermore, scrape and rough mixing are 
performed, and the solution which repeats this 
operation a total of 3 times, and was obtained 
was filled in the container, and it made as the 
product. 
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[0044] 

Comparative Example 1 (white oil-based 
cosmetics) The product was obtained like 
Example 1 except having compounded the 
above-mentioned ultrafine particle titanium 
oxide (sample A) instead of the strong cohesion 
titanium oxide of Example 1 . 
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[0045] 

Comparative Example 2 (white oil-based 
cosmetics) The product was obtained like 
Example 1 except having compounded the 
above-mentioned pigment class titanium oxide 
(sample C) instead of the strong cohesion 
titanium oxide of Example 1 . 
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[0046] 

Comparative Example 3 (white oii-based 
cosmetics) The product was obtained like 
Example 1 except having compounded the 
above-mentioned middle grain size titanium 
oxide (sample D) instead of the strong cohesion 
titanium oxide of Example 1 . 
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Comparative Example 4 (white oil-based 
cosmetics) The product was obtained like 
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^$:%!}i$<D{Xfc> Vlci/V =* Example 1 except having compounded silicone 
— v&LSir ]) ^4 V ^Ifla^Lfc process sericite instead of the silicone 
Mt±X%WS\ 1 t Pflllc LT elastom ©r spherical powder of Example 1 . 
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[0048] 

Example 2 (foundation) According to 
prescription of Table 3, foundation was 
produced using the strong cohesion titanium 
oxide and the silicone elastomer spherical 
powder (Toray * Dow Corning * silicone 
company training fill E-507) of a manufacture 
example 1 . 

However, a silicone elastomer spherical powder 
produces beforehand the paste of a blend ratio 
(weight ratio) 50:50 with a silicone elastomer 
spherical powder and silicone tri (capryl * capric 
acid) glycerol using a roll mill. 

It compounded as a paste-like silicone 
elastomer. 

Moreover, as a silicone process of a strong 
cohesion titanium oxide, the heat processing 
was performed 3 weight% of methyl hydrogen 
polysiloxanes. 
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[Table 3] 
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1 2. 


0 




6 0. 


0 


g£fc& 0t ID 


2. 


5 




4. 


0 




1. 


0 


(W-tfaitfei 5nm) 








2. 


0 




3. 


0 




3. 


0 




1 2. 


2 




0. 


3 



Component Weight % 

A silicone process strong cohesion titanium oxide 

Paste-like silicone elastomer 

Iron oxide (yellow, red, black) 

Sericite 

Octyl silylating process ultrafine particle titanium oxide 
(15nm of average primary particle diameters) 
Zinc oxide 

Organic type ultraviolet absorber (parasol MCX) 
Methylphenyl polysiloxane 
Cyclic silicone pentamer 
An antioxidant, antiseptic 
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[0050] 

After carrying out rough mixing of each 
component of Table 3, it mixed using the roll 
mill, it filled in the container, and the product 
was obtained. 

[0051] 

Example 3 (cosmetic method) 
After preparing the skin with a lotion, they are 
used, making the white oil-based cosmetics of 
Example 1 as a cosmetic foundation. 

Subsequently commercially available 2-way 
type skin-resistant oiliness powder foundation 
was used. 



02/06/13 



29/34 



(C) DERWENT 



JP11-158036-A 



THOIVISOM 

* 

DERWENT 



[0 0 5 2] 

Sfe^J 1 (7) a ft ttttffcffl** £ m IE 
(W/OS) £=£0>ip-cB#<D 

[0 0 5 3] 

n — v'a >TflSrSx.^^, it 



[0 0 5 4] 

> 3 ^TfflaSrlE^fc®, it 



[0 0 5 5] 



[0 0 5 6] 



[0052] 

Example 4 (cosmetic method) 

After preparing the skin with a lotion, that 
which mixed the white oil-based cosmetics of 
Example 1 and commercially available liquid 
foundation (W/O type) so that the color of one's 
own skin might be suited on the back of the 
hand was used. 



[0053] 

Comparative Example 5 (cosmetic method) 
After preparing the skin with a lotion, it is used, 
making the white oil-based cosmetics of 
Comparative Example 1 as a cosmetic 
foundation. 

Subsequently commercially available 2-way 
type skin-resistant oiliness powder foundation 
was used. 

[0054] 

Comparative Example 6 (cosmetic method) 
After preparing the skin with a lotion, it is used, 
making the white oil-based cosmetics of 
Comparative Example 2 as a cosmetic 
foundation. 

Subsequently commercially available 2-way 
type skin-resistant oiliness powder foundation 
was used. 

[0055] 

Comparative Example 7 (cosmetic method) 
After preparing the skin with a lotion, it is used, 
making the white oil-based cosmetics of 
Comparative Example 3 as a cosmetic 
foundation. 

Subsequently commercially available 2-way 
type skin-resistant oiliness powder foundation 
was used. 

[0056] 

Comparative Example 8 (cosmetic method) 
After preparing the skin with a lotion, it is used, 
making- the- white- oil-based cosmetics - of- 
Comparative Example 4 as a cosmetic 
foundation. 
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CD 2 # x. 4 SB^Jatt''^ & ¥— Subsequently commercially available 2-way 
y y — i/ 3 ^Sr-gffl Lfc 0 tyP e skin-resistant oiliness powder foundation 

was used. 

[0 0 5 7] [0057] 

3&4ic, \Yffl:P( ( r)%W&\ 1 ~ 2 The evaluation result of Examples 1-2 and 
*sJ:t5tt;ISEWl~4©l¥flfiJS* Comparative Example 1-4 of cosmetics is 
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shown in Table 4. 

Moreover, the evaluation result about each 
makeup method is shown in Table 5. 
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[Table 4] 
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78 
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mm a 


72 
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0 



First row: Organic functions characteristics evaluation 
Second row: Texture wrinkles Beauty of an appearance Touch 
First column (top to bottom) Example 1 .Example 2, Comparative Example 1, 
Comparative Example 2, Comparative Example 3, Comparative Example 4 
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[Table 5] 
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6 1 
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First row: Organic functions characteristics evaluation 

Second row: Texture wrinkles Beauty of an appearance Touch 

First column: Example 3, Example 4, Comparative Example 5, Comparative 

Example 6, Comparative Example 7, Comparative Example 8 
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[0060] 

From Table 4, Examples 1-2 of this invention 
had the beautiful appearance, without texture 
and wrinkles being noticeable, and it was found 
that they are excellent also in the touch. 

On the other hand, as for the cosmetics of 
Comparative Example 1 which compounded the 
silicone elastomer spherical powder and the 
conventional ultrafine particle titanium oxide, 
paleness came out and color looked bad. As for 
the cosmetics of Comparative Example 2 which 
compounded the pigment class titanium oxide, 
texture and wrinkles are noticeable. In the 
cosmetics of Comparative Example 3 which 
compounded the intermediate particle diameter 
titanium oxide, evaluation became the 
somewhat bad result for the cause originating in 
the paleness with entire high evaluation. 
Furthermore, a strong oil-based feeling 
generates in the case of Comparative Example 
4 which compounded only the strong cohesion 
titanium oxide, without compounding a silicone 
elastomer spherical powder. 

Evaluation became bad by all items. 
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5, the cosmetic method of 
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Examples 3-4 of this invention had the beautiful 
appearance, without texture and wrinkles being 
noticeable, and it was found that it is excellent 
also in the touch. 

A cosmetic finishing natural appearance and 
beautiful is obtained by using the white 
cosmetics of this invention as a make-up 
foundation material in particular. Moreover, the 
cosmetic finishing without the sense of 
incongruity which suited one's own skin color is 
obtained by mixing the white cosmetics of this 
invention with foundation. 

It was confirmed that it is excellent in the 
durability of a cosmetic effect. 

On the other hand, in the case where the 
cosmetics which compounded a conventional 
ultrafine particle titanium oxide and a 
conventional pigment class titanium oxide are 
used, it turns out that evaluation makes bad. 

Furthermore, in the case where the cosmetics 
using the intermediate grain size titanium oxide 
are used, entire evaluation is high like the 
above. 

However, sense of incongruity has appeared 
in the appearance somewhat. 

Moreover, without compounding a silicone 
elastomer spherical powder, by the case where 
only a strong cohesion titanium oxide is 
compounded, the oil-based feeling was too 
strong and evaluation became bad. 
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[EFFECT OF THE INVENTION] 

As stated above, the cosmetics of this invention 
which compounded the strong cohesion 
titanium oxide and the silicone elastomer 
spherical powder have a beautiful appearance, 
without the texture of the skin and wrinkles 
being noticeable, and are excellent also in the 
touch. 

Furthermore, a cosmetic finishing natural 
appearance and beautiful is easily obtained by 
the cosmetic method using the cosmetics of this 
invention. 
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